having stirred at room temperature for 10 min, the color of the generated reaction solution changed from purple to green (or orange). With continued stirring for 8−18 h, the reaction was complete (determined by TLC using CH 2 Cl 2 or CH 2 Cl 2 /acetone = 98:2). The solvent was removed under reduced pressure to yield a green (or orange) residue. The residue was purified by chromatography on silica gel. The products were identified spectroscopically.
General procedure B: CuSO 4 .5H 2 O (0.75 mg, 3 μmol) was dissolved in 1 mL MeOH, and this solution was added to the mixture of Rh 2 (cap) 4 (MeCN) 2 (22.1 mg, 0.03 mmol), NaOMe (16.2 mg, 0.30 mmol) and arylboronic acid (0.15 − 0.30 mmol) in 4 mL CH 2 Cl 2 . The generated purple reaction solution was stirred at room temperature for 6−20 hrs to complete the reaction (determined by TLC, CH 2 Cl 2 or CH 2 Cl 2 /acetone = 98:2). The solvents were then removed under reduced pressure, and the green solid residue was purified by chromatography on silica gel using CH 2 Cl 2 or CH 2 Cl 2 /acetone as the elutent. The products were identified spectroscopically. 
Bis-σ-(phenyl) tetrakis-μ-(caprolactamato)dirhodium(III)
(
Bis-σ-(4-formylphenyl)-tetrakis-μ-(caprolactamato)dirhodium(III) (2c):
Green solid. 1 1039.3290.
Bis-σ-(4-bromophenyl)-tetrakis-μ-(caprolactamato)dirhodium(III) (2d):
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Bis-σ-{4-(N,N-dimethylanimo)phenyl}-tetrakis-μ-(caprolactamato)dirhodium-(III) (2g):
Purple solid. 1 
Bis-σ-(3-thienyl)-tetrakis-μ-(caprolactamato)dirhodium(III) (2h).

Bis-σ-(4-nitrophenyl)-tetrakis-μ-(caprolactamato)dirhodium(III) (2i):
Rh
Bis-σ-(4-methoxycarbonylphenyl)-tetrakis-μ-(caprolactamato)dirhodium(III)
Bis-σ-(4-trifluoromethylphenyl)-tetrakis-μ-(caprolactamato)dirhodium(III) (2k):
Green solid. 
Bis-σ-(6-methoxynaphthalen-2-yl)-tetrakis-μ-(caprolactamato)dirhodium(III)
